PATENT NO. 



KIND DATE 



APPLICATION NO. DATE 



PI JP 07223920 A2 19950822 JP 1994-17441 19940214 

OS • MARPAT 123:349877 

GI 



Rl R3 

HOAl|l + A2c02 H0CH2CH2^ + A3C02 

k2 I ^4 n 

R5 r7 

HOCH2CH2l!l + CH2C02 H0A4i!i +CH2C02 

^6 in ^8 iv 



AB Cosmetics contg. carboxybetaines I (Al = C2, C6-15 alkylene; A2 = CH2 , 

C6-15 alkylene; Rl-2 = Cl-15 alkyl, C2-15 alkenyl; .gtoreq.3 of Al-2, Rl- 

2 

= group having <6 C), II (A3 = C6-15 alkylene; R3-4 = Cl-5 alkyl, C2-5 
alkenyl), III (R5 = C6-15 alkyl, alkenyl; R6 = Cl-5 alkyl, C2-5 alkenyl), 
or IV (A4 = C6-15 alkylene; R7-8 = Cl-5 alkyl, C2-5 alkenyl) are claimed. 
The cosmetics show high resistance to sweat and H20 and have no 
stickiness, and the moisturizing effect lasts long after washing out. 
Hair after shampooing was treated with a rinse compn. contg. 
stearyltrimethylammonium chloride 1.3, cetyl ale. 4, II [R3 = R4 = Me, A3 
= (CH2)10] (prepn. given) 3 wt.%, and H20 balance, rinsed out with warm 
water, and then dryed by a dryer to have soft and moisturized texture. 

ST carboxybetaine moisturizer cosmetic hair prepn; hydroxyalkylbetaine 
moisturizer cosmetic hair prpen 

IT Bath preparations 

(cosmetics and hair prepns . contg. (hydroxyalkyl ) carboxybetaines as 
moisturizers without stickiness) 

IT Betaines 

RL: BUU (Biological use, unclassified); PNU (Preparation, unclassified); 
BIOL (Biological study); PREP (Preparation); USES (Uses) 
(hydroxyalkyl; cosmetics and hair prepns. contg. 

(hydroxyalkyl) carboxybetaines as moisturizers without stickiness) 
IT Cosmetics 

(moisturizers, cosmetics and hair prepns. contg. 

(hydroxyalkyl) carboxybetaines as moisturizers without stickiness) 
IT Hair preparations 

(rinses, cosmetics and hair prepns. contg. 

(hydroxyalkyl) carboxybetaines as moisturizers without stickiness) 
IT 3926-62-3, Chloroacetic acid sodium salt 
RL: RCT (Reactant) 

(N-alkylation of (methylamino) ethanol; cosmetics and hair prepns. 
contg. (hydroxyalkyl) carboxybetaines as moisturizers without 
stickiness) 

IT 107-07-3, Ethylene chlorohydrin, . reactions 
RL: RCT (Reactant) 

(N-alkylation of methylhexylamine; cosmetics and hair prepns. contg. 
(hydroxyalkyl ) carboxybetaines as moisturizers without stickiness) 
IT 109-83-1, 2- (Methylamino) ethanol " 
RL: RCT (Reactant) 

(N-alkylation with Na chloroacetate ; cosmetics and hair prepns. contg. 
(hydroxyalkyl) carboxybetaines as moisturizers without stickiness) 
IT 35161-70-7, N-Methyl-N-hexylamine 
RL: RCT (Reactant) 

(N-alkylation with ethylene chlorohydrin; cosmetics and hair, prepns. 
contg. (hydroxyalkyl) carboxybetaines as moisturizers without 
stickiness) 

IT 34614-13-6P 154755-71-2P 170867-96-6P 170867-97-7P 

RL: BUU (Biological use, unclassified); PNU (Preparation, unclassified); 
BIOL , (Biological study); PREP (Preparation); USES (Uses) 

(cosmetics and hair prepns. contg. (hydroxyalkyl) carboxybetaines as 
moisturizers without stickiness) 



2009-83-8, 6-Chlorohexanol 51309-10-5, 10-Chlorodecanol 
RL: RCT (Reactant) 

(quaternization of dimethylglycine; cosmetics and hair prepns. contg. 

(hydroxyalkyl) carboxybetaines as moisturizers without stickiness) 
108-01-0, N,N-Dimethylethanolamine 
RL: RCT (Reactant) 

(quaternization with Na bromoundecanoate; cosmetics and hair prepns. 

contg. (hydroxyalkyl) carboxybetaines as moisturizers without 

stickiness ) 
60021-94-5P 

RL: PNU (Preparation, unclassified); RCT (Reactant); PREP (Preparation) 

(quaternization with Na chloroacetate; cosmetics and hair prepns. 

contg. (hydroxyalkyl) carboxybetaines as moisturizers without 

stickiness ) 
2491-06-7,' Dimethylglycine hydrochloride 
RL: RCT (Reactant) 

(quaternization with chioroalkanols ; cosmetics and hair prepns. contg. 

(hydroxyalkyl) carboxybetaines as moisturizers without stickiness) 
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(74)ft3SA 





(54) [ffifl(D«M 

(57) [fiffl] 



[«U£] HR* (1) , (2) . (3) Xtt (4) 

MfcU 



HD-^-N^-CGf (1) 

K 2 



(^^, a 1 -a« terr^u^**^^ R 1 ~ r8 



D-CB 2 CH 2 -N^A 3 -C0f 



(2) 



H0-CB 2 Ctt2"«-^2-C02 



(3) 



(4) 
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(2) 

1 

nratHi] ^-asa; en 

[fti] 

R 1 

HB-A 1 — « a A 2 — COf (1) 
R2 

CjS*. A 1 l«**2Xii«3l»6-l S(D7fr*\s 
>»£*U A 2 tt^SlXlift*»6-15©7^ 

iltl~15 <07))s*}mXUfcm&. 2-15 (07;^ 
Z^S&*W A 1 % A 2 , R 1 RtfR 2 (7)^^^ 

>&$;rr*fttt«. 

[ft£9!2] *©HRSC (2) 
[ft 2] 

R 3 

KD-CH2CH 2 -K a ^-CDf (2) 



A 3 li«*jR6-15(D7Wl/>a&«U 

r 3 &#r 4 x«s^^t^»i-5C!>t;^ 

MfcMI3] #<Z>-$5£ (3) 
[ft 3] 

R 5 

H0-CH 2 CB 2 -N £ CH2-Ca2 (3) 



HC*, R s ttft*»6-l 5 07;WXtt7M- . 

;M««u r 6 tt«*»i-5coT^;p»xtt«* 
mmmu] *©-«5s (4> 

[ft 4] 

R 7 



Cj£+, A 4 ttjR**6 — l 5 07^1/>iS^b» 

+;HX«S*a 2 - 5 ©7;^-M?&^t] 

[*W<D#»lfcSMIi] 
[0 0 0 1] 

r*ftwncwr*. $0 



#§l¥7-2 2 3 9 2 0 

2 

[0 0 0 2] 

[«*©fttfi] ft«»IC«fi»»:^«JC»rs 

[0 0 0 3] CKOi^^^jft^^^ftiaaOtUTtt* 
>jW06nTV»*jG« (#08^5-124 9 

[0 0 0 4] 

tt*#ASfttt»^«TSJ:tic^s. 

[0 0 0 5] 

n«6»«X«kNUA:tS«. «E-*SC (D ~ (4) 

[0006] -r^Jb^. (i) , 

(2) , (3) Xtt (4) 
[0 0 0 7] 
[ft 5] 

R 1 

HQ-A 1 -!^ 2 — COf (1) 

V 

[0 0 0 8] A 1 tt«#R 2 Xtt»#* 6-1 

5©7^^>S^U A 2 }ittXKix^*K6 
-15©7MI/>S^U R 1 RtfR 2 tt|3I— Xtt 

Sfcox, KSSSi-i 5^>r;i/^;usxttKisSc2 — 

1 5 07;^^i$^W A 1 , A 2 , R 1 RtfR 

[0 0 0 9] 
[ft 6] 

R 3 

KD-CH£K 2 Hi a A 3 -CDf (2) 
R 4 

[0 0 10] (SC*, A 3 f*R#R6-*l S<D7)\,*rU 

>M£^U R 3 RtfR 4 IM-XI»feoT«*»l 

- 5 cot;1/^;I/Sx«j^^ 2-5 cD7^n;px*^ 
■TJ 



—212— 



(3) 

3 

[0 0 11] 
Mfc 7 3 

R 5 

K0-CH 2 CH 2 -R a CH2-C0? (3) 
R 6 

[0 0 12] R 5 ttR**6-1507Wr/l' 

2-5 ®7J^;«^t] 

[0 0 13] ^ 
Mb 8] 

R 7 

HD-A 4 -K^CH 2 -CQf (4) 
R 8 

[0 0 14] Ht«K A 4 ttR^S6-1507Ml/ 
>g£^U R 7 RtfR 8 BH-Xtt»oL «*» 

[0015] *»«rffl^ ens* w+^-f 

NCHB (l) » (2), <3) X» (4) T*b* 
n*t>oT?*<&^ (i) A 1 RtfA 2 <o»«K 

>S> ^>fyl^>S, H^S>W>S, hU^vl/> 
So cn6CD5^»*LVi'b«)tbTtt«**6'-l 0 

[0 0 16] £fc (1) R 1 RtfR 2 50 

S, x^;vs, :/nbMWfc ^ 
^->;i/S. -n^^S, ^-^^S, /xjva> x>-^ 

s^ws, ^>^x5/;wi£^#«f en> -n^«, ism 

[0 0 17] (1) ^©R 1 RtfR 2 T^tl 

^x;v&, :7n^x;i/g, ^f^)H, ^>r-M, 
^*-fe=Mfc 'sr/y-iWi. *^x;vg> /*x,fc ^ 

[0 0 18] (i) -c*tosn4*jK* 

~>^-f>te, A 1 > A 2 , R 1 &tfR z £>5*£p<3lgc 
6J^±<DS«lOCO^T^S^ A 1 XteA 2 tfKXft 
6«±«>fc*W:. R l RtfR 2 ©at»4^^l^6Xtt/»: 

[0 0 19] (2) A 3 -C^^nS^gC 5* 



^¥7-2 2 3 9 2 0 
6-1 5CD7JMrb>g£UTfcL a^->^>£, ^ 
>x^W>S, Ktv'U^S, h'Jf*>W>S, rh7 
©5*#£LV>*><D£LTtt«**6'-l 0<DfcCDT& 
[0 0 2 0] (2) R 3 &tfR< T^cSt! 

R*S2-5 07J^Mtl/Tll 

x^x;i/S, ^n^^M, ^x;ug, ^>^x;i/S 

[0 0 2 1] (3) a** r 5 T^nsKi»6-i 
^^wa* yx;i/S, x~>;i^ ^>^^S. 

Tt><k^. £*:R 5 0»6-15 07J^Mi: 
LTK. ^\*-tixjl^ ^yfruH, *^x;i^ 
/*x;i^ xirx;l^ *>x-fex;u 

[0 0 2 2] R« (DMl-5©7WMtUT 

x;vs, ^>^-;i/S^tfenSo cn 

[0023] (4) a 4 T^snaft*R 

6-1 5<D7;M^>a£UTte> -N^V-VS, ^ 
>^ yxl/>S, ryU>S^ * 
>-x~>l/>S, Hr'>V>S, hU^>b>^ rh7 

[0 0 2 4] £&, (4) jCt, R 7 Rr/R 8 Tf^Sn 
^Rl-5 07JWHi:l/Tlt y^;i/^, X^ 

xf^JH. ^d^x;^ ^r^iH. ^v^xjUS 

[0 0 2 5] ±E-KSC (1) ^ (4) TSt)$n5* 

? [0 0 2 6] 
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(4) 

5 

Mb 9] 

HO~A 1 -nC . + X-A Z -CQ 2 M 
R 1 

> HD— A 1- Nt-A 2 — CO f 

(1) R 2 

H0-CH 2 CH 2 N^ . + X-A 3 -C0 2 M 
R 3 

► H0~CH 2 CH 2 -N^A 3 -COf + XM 

(2) R 4 

R 5 

H0-CH 2 CH 2 l<^ 6 + X-CH 2 -CD 2 M 
R 5 

| 20 
► HD-CH 2 CH 2 -N a CH 2 -CUf + XM 

(3) R B 

/R 7 

R 7 

► HD-A 4 -i®CH 2 -C0f + XM 

I* (4) 

[0 0 2 7] t5£*> A 1 ~A< XctfR 1 -R 8 ttWE 30 
[0 0 2 8] ±|BR«5t*K XT*Sn*ADy>fT 

[0 0 2 9] ±iBJRjfca£fc:fcV>T* T^>it^ttl)l 
WtWT2 0-12 0*C> »$b<«40- 40 

9 or^ia^Tff^-^v^ 

[0030] c^-cffl^^TOMiim ^ 
^y — ;k x^y— ;k -fy^n/v-Jk z?*5-Mfr 

[0 0 3 1] KJ&£jft«£tt. IMftT&S^^+y 
^^-f > (1) - (4) (Dtt, H4*tl/T0*»», 



4S&IW7-2 2 3 9 2 0 

m<omM&xtm* &femm.&\z&&'?z><> tot, ffiis 

[0 0 3 2] **< l/TS^nsAW + ^'f > 
(1) ~ (4) tt. #5SWfctt»+fcO. 1-20II 

[0033] *«^fl:tt»^tt, ±hb^;^^->^^-t 
> (1) - (4) ©«Ka#©fctt»lcm>5ft*rt 

1, 3-^l^>^J3- ;k 1, 4-yfl/>^U3 

-;M§i, yu-feU>«a>x^u>^->K (J£AT> eo 
finft, ftT^n— ji/i®EO, po#up%> #^£7 1 — 

x^7^>\ «7-fei>>\ s^/t^^ >^<D£itoK 
^jk POE^K7;^x-rJk poEv;utf^> 

XXfik POE^UirU>J§lttr^XX^;k POEl 

fttvs/ft v;nf^>xx7Mk ^u-feU >flBKi»x 
X # U y U -fe U >HflSixx x Jk£ JMff«tt 

*3Mk^^X :/^U/1^>^CDB£&2!K T)V*r)l> 

x^y— ^*©«iKWSEau ^-JWfcSL *»• ^> 

K fci-tfA, ^x£7> T.tZYytzEVM&mmb 

±fflto ; *7*-tx ^-y->^>^A, 7;i^=p>k^ 
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K E«3k #U^^**'J 
[0 0 3 4] #5SWfcttHtt. 
[0 0 3 5] 

[0 0 3 6] 

[0 0 3 7] 1 
R««fcS?^^yUS/>*«*5 0B (0. 36t 
, *1 0 0ml, X*/-;H 5 Oml^Anfc^, 4 

a, 6ot:(;#iu io-^npf*;^77g 

(0. 4 0^) &X*/-JH 0 0mltC*WUfc*tt 
S2»MT«ITUfc. WT*, pH9 4 8 

5 P9Dfl«#£tttt&. EJ«*7«k ^STF. 

0 0mlfcS#U -ft>^n7h^77><- 
>SaMt«: A-f*^y FttH, PAG5 0 1-X8) 

:7 6%)o utl^ '>'J*WMM^D^^ 

[0 0 3 8] 

1 H-NMR(D2 0) : 6 (ppm) 
1. 21-1. 31«gl£^-m*, 12H, c) , 1. 60-1. 95(1S$fifc# 
XK. 4H. b+ d) , 3. 14(-m^, 6H, f) , 3. 48-3. 70«Mlfc 

&mm, 4E, a+«) , 3. 780 {-mm. 2h, g> . 

[0 0 3 9] 
Mfcl 0] 



f 

CH 3 



0O-CH 2 -CH2-(CH 2 )6-CH ? -CH2-(| S <H ? -C00- 

r 

[0 0 4 0] «a#*T (FAB^t>ft») 
M/Z 2600HH) + 

M=Cl<H2»0sN 

[0 0 4 1] ^J^OT 2 
i0 K&8K1 l-^P^>T*>ith , J^2 8 7. 

og (i. o^jw , *2oog&t;x^/-;Hoo 

>6 2. 4g (0. l^M £ lP#|HhW*T»Tbfc. 
i&T&, **fc#i&U 8 0nCT?8l»IBKlS^*fc. ^ 

AG5 0 1-X8) 

20 V (ft$»2) 4 4. Og^ffc (#M*2 3X) - 
cwbflOliHPLC ; »»KffWH. 

;VSCR10 1N, i§fli?£;*, «;RD 
9. 7 %T$>ofco 
[0 0 4 2] 

[*2] 1 H-NMR(D 2 0) : (5 (ppm) 

7Dh>» 
0.70~1.56(niultiplet broad a), 16H 
1.71-1.88(triplet b), 2H 
2.75 (singlet c), 6H 
30 2.93— 3.10(pmltiplet d), 2H 

3.10-3.24(multiplet e), 2E 
3. 57-3. 73 (broad 0. 2H 
[0 0 4 3] 

c 

CH3 

DD-CH2-CH2-N® CH2-(CH2) 8 -CH2~CC(P 
F e l^d a b 

c 

40 [0 0 4 4] nmtttiT (FAM:*>fbS0 : 
M/Z 2740WD 
M=Ci6H3i0sN 
[0 0 4 5] &&m3 

E*««fc. 2- (^^;v7^/) x*/-;noog 

(1. 3 4^iV) , *8 Og £^fU 5lCJC»aibfco 
cm:^DO»«th'JfAl 5 6 g (1. 3 4^) 
^c^3 0 0 g$5 0^lttiTU 5 0 

v/a/^y-;i/3 0 0 g*Jnx.fco i6X*Bfls^"h f J 

50 ^A*«fK&UUA. PHI 0JCUfc«, TOTCfcJWL 
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&. ^OS, Ft^d^ H3 3 4g (1. 34^ 

M & \mm3 o»a***TsrFu 2 oi$wijhw6l&. 

RJ6»7«. «JEETKT«*€«*U ^notfUW>5 
0 0 ml, S— )V\ 2 5ml£ira*-> ^SO«l«*6** 

?1±K, 3/U*yjU6 0 (Particle size 
0. 0 6 3-0. 2nn) • ; ^oa^V^^ 

/_rt,= 4/l) ICTTLC (®PH«K; ^DD^l/A 
/**/-;l'=4/l, Rf = 3) U#*;hi:ft** 

^ylfJkN- Hf^iM^>7a^^A/W Fat 
W-fH-f>t- «fc-&«3) 2 6 7 g^c 

(JR*6 6%) . 

[0 0 4 6] 

[^3] l H-NMR(DzO) : 6 (ppm) 
4.40 

0.55 (t,3H,a), 
0.90 (broad, 18H,b), 
1.35 (broad, id, 2H,c_), 

2.85 (s,3H,e), ^ 
3. 15—3. 40 (broad, m, 4H, d) , 
3.50 (s,2E,f), 
3.60 (t,2H,g). 

[0 0 4 7] 

Utl 2] 

d T- 

HO -CHg -CH2-N -CHg -CH2 -(OjWg— CH3. 
2 * L d c b a 



(W 



30 



[0 0 4 8] £"J5fcfl|4 
EJSSfc* N-^fM+^75>5 8g (0. 5^ 
;i/) , x^/-;V8 7 g, Xfl/>^DDt:FU>6 0 
g (0. 8^;V) £Atl, 6 OtCtl 6HfW»#«ff 

AlOOgfcMKU *«Bfe3 0fTV^ S**£«ET« 

;vr^>6 8 g&s&. z:n*x*/-;n 5 

0gl:**U ^DD»»tHJW7 0g (0. 6^6 
;W S*3 0 0 gfc«»bfc*«*llDA, 6 5t:tCT2 49 

Wt>S!«»B;W*7yHa«, AGS 
0 1-X8) KJ;D*WIU MflET. Bift«l/T, 
N-^^U-N-^^-N- (2-tFD^>Xf 
;W -^iji>> «fc-&«|4) 3 2g 0M&2 9X) &m 
fc. Z.<D*><D},Z, HPLC ; »»»f^»f». > 

v>yy;vs c r i o i n, ««« : *, ;RD 

KTM89 8. l%T&ofco 
[004 9] 50 



10 

[^4] 1 H-NMR(Da0) : d (ppm) 
0.45 (t,3H,a), 
0.98 (broad, 6H,b), 
1.40 (m,2H,c), 
2.90 (s.3H,e), 
3. 05—3. 40(broad, m, 4H, d) , 
3.50 (s,2H,g), 
3.65 (t,2H,f). 

[0 0 5 0] 

Kfcl 33 

6 
CH3 

HQ-CH 2 -CH2-H^CH2-CH2-(Cll2)3-CH3 

■t 1 C b 3 

CD? 

[0 0 5 1] 5 
R*8t^^5 t ^yU>'>***4 1. 9g (0. 3^6 

-^5 3g (0. 3 9^)1) £2 5#T8rFb&. 

n*7«. 2. smmmwmm^mmvr^ e«»7«, 

*«S«BE«*U, BSIC7K5 0 0 g**l*.TI»*U 

«y H*fc», AG 5 0 1 -X8) fc:J;D*»HU MJE 
7\ &*££»£LT, N, N-^^-N- (6-t 
Fn^y^->JW -^'Jy> «fc^*&5) 4 4. 8 g 

OK*; 7 4%) :ot>oiiHPLC (#5 

A ; »»S«sBf». VT^S C R 1 0 1 N, 
W;RD KT*fc£9 9. 1 

[0 0 5 2] 

[^5] l H-NMR©2 0) : 5 (ppm) 
1.40 (br s,4H,c,d) 
1.56 (br s,2H,b) 
1.77 (br s,2H,e) 
3.21 (s,6H,g), 
3.45—3. 65 (m, 4H,a, 0, 
3.85 (s,2H,h). 

[0 0 5 3] 

Hfcl 4] 

B 

CH3 

H0-CK 2 -CH 2 -CH2-CH2-CH 2 -CH2-I}^CH 2 -C00 B 

r r r r r r ^ r 

E 

[0054] mm 

rfcsofc. ■r^^v^>7 r -^<D^§iic2 gi*t 
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11 

It* «*§a6lC^T. 

(1) ^Sfc& 

x : 

(2) ^t^€?B 



12 



*10 



A: 

x : ^< 0 
(3) totOi 

A : £^££*>V^ftV>o 
x : lotDUK 
[0 0 5 5] 

mm%) 





! * a k a 


fcfc £ 


i 


2 


3 


1 


2 


X T 'J ^ h 'J > ^ /t' 

r v*— * a ■; k 


1.3 


1.3 


1.3 


1.3 


1.3 


tf ^7^3 — ;p 


4 


4 


4 


4 


4 


-fb^* 2 


3 










fcMl 




3 


5 
















3 
















@ 


© 


@ 


A 


O 




© 




© 


A 


O 




© 


© 


© 


A 


o 



<l%*?£*&ttS8, OOOcp) 

^Ux^i/> (5) *K;i/x-^ 

* 



^ [0 0 5 7] 2 



2 
2 
5 
5 
3 
3 



0. 5 
0. 5 
0. 2 
0. 4 



[0 0 5 8] COATh'J- 



50 



1 0 0 
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13 



14 



to o 5 9] 



2 -^v;^5>ji/U >!^T;i/^n>^ 


i 


2 -X^l^*1t>g$^Ui_^ H 


2 0 




2 0 


2 


5 








3 




3 




3 




1 0 


>?x^ u > 9 U ^ — J« v x^x-^v 


1 0 






7k 





[0 0 6 0] ZtDtfjrJ MJ — h*>M3U tft^ffilsfz. 

«t>«sttfc«n, av^t^r, u^tob^stftfc 

7}?UXfI/>^U3-JH 0 0 0 

4* g ^v'X^ 1/ > ;* v H 

^OEOftMfe* 1 ) 

x^y-;v 

(2 0EOW 4 ) 

* 



10 0 (Sfi%) 
[0 0 6 1] #1*6014 

»9] 



1 2 
2 

3 

5 

3 

7. 

0. 



0. 5 
0. 2 



* 1 

«*) 

* 2 

* 3 
*4 



rf — _ J — G — 3 0 : B 3*1 i£ 
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